It has recently been sh ow n 1, that halo-7i-allyl-tricarbonyliron complexes (I) are dehalogenated in so lution by de-activated alumina, to give the correspond ing paramagnetic Ji-allyl-tricarbonyliron complexes (II) which in some cases are in equilibrium with the dimeric bis-(ji-allyl-tricarbonyliron) complexes.
It has recently been sh ow n 1, that halo-7i-allyl-tricarbonyliron complexes (I) are dehalogenated in so lution by de-activated alumina, to give the correspond ing paramagnetic Ji-allyl-tricarbonyliron complexes (II) which in some cases are in equilibrium with the dimeric bis-(ji-allyl-tricarbonyliron) complexes.
It seemed probable that the generation of these para magnetic species in an atmosphere of nitric oxide should give the hitherto unknown Tr-allyl-dicarbonylnitrosyliron com plexes (III)2. In this manner, the com pounds (III, R = H, Me, COOMe) have been prepared % yield (based on the h a lid e). The nitrosyls are dark red liquids, sensitive to air, but stable for considerable periods under nitrogen at 0°. They are soluble in all common organic solvents, and can be sublimed or distilled at 2 0°/0 ,l mm Hg.
As expected, the infrared spectra of the complexes show two peaks in the region 2100 to 1950 cm " 1 charac teristic for the CO stretching frequency, together with a single strong peak in the region 1700 -1850 cm " 1 assigned to the NO stretching mode. It is perhaps worth noting that as the character of the 7r-allyl substituent -R changes from electron-withdrawing ( -COOMe) to electron-donating ( -M e), both the CO and NO stretching absorptions are shifted to lower frequencies, in agreement with the similar 7i-acceptor properties of these ligands 3. The infrared spectra are summarised in Table I Table I . Infrared spectra of C3H4R -F e(C O )2NO in petroleum ether.
The proton magnetic resonance spectra of the com plexes are similar to those of related 7r-allylic iron complexes *■ 5 and are in complete agreement with the structures proposed. The spectra are summarised in Table II. In the complex (III, R = COOMe) the large coupling constant Jdc > comparable with / ae , indicates that H<i is anti and the ester group syn with respect to H c . This agrees with previous assignments for the sub stituted halo-Ti-allylic tricarbonyliron com pounds5' 6. There was no evidence for syn and anti isomerism for the substituted products.
Satisfactory analyses have been obtained for the complexes described.
